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General Experimental Procedures General Procedure A: Optimized Conditions
For example, synthesis of 4-methyl-N-phenylbenzamide, 3a.
To a 5 mL round-bottomed flask was added p-toluic acid (34 mg, 0.25 mmol, 1 equiv), HATU (114 mg, 0.3 mmol, 1.2 equiv), N,N-diisopropylethylamine (131 µL, 0.75 mmol, 3 equiv), and Cyrene (1.25 mL, 0.2 M). The reaction mixture was stirred at room temperature for 10 mins before the addition of aniline (25 µL, 0.275 mmol, 1.1 equiv) and subsequently maintained at this temperature for 1 h with stirring. The solution was then diluted with EtOAc (20 mL), and washed with 2 M HCl (2 x 20 mL), sat. solution NaHCO 3 (2 x 20 mL), H 2 O (20 mL), and brine (20 mL). The organics were then dried over Na 2 SO 4 and concentrated under reduced pressure to give a residue which was subsequently purified by flash chromatography (silica gel, 0-20% EtOAc in petroleum ether) to afford the title compound as a white solid (51 mg, 97%). 1 H NMR (CDCl 3 , 400 MHz): δ 7.86 (br s, 1H), 7.77 (d, J = 8.2 Hz, 2H), 7.64 (d, J = 7.6 Hz, 2H), 7.36 (t, J = 8. 4 Hz, 2H), 7.27 (d, J = 8. 4 Hz, 2H), 7.14 (t, J = 7.4 Hz, 1H), 2.42 (s, 3H). 13 
Reaction Optimization Data 3.1. Time Study
Reactions were carried out according to General Procedure A using p-toluic acid (34 mg, 0.25 mmol, 1 equiv), HATU (114 mg, 0.3 mmol, 1.2 equiv), N,N-diisopropylethylamine (87 µL, 0.5 mmol, 2 equiv), aniline (25 µL, 0.275 mmol, 1.1 equiv), and Cyrene (1.25 mL, 0.2 M). After X h at room temperature, the reaction mixture was subjected to the purification and sampling methods outlined in the General Procedure. Note that these experiments were run before stirring rate was identified as a key factor (see 3.2).
Entry
Time (h) Conversion µ ± σ (%) 
3b: N-(4-Methoxyphenyl)-3-phenylpropanamide
Prepared according to General Procedure A using 3-phenylpropanoic acid (37.5 mg, 0.25 mmol, 1 equiv), HATU (114 mg, 0.3 mmol, 1.2 equiv), N,N-diisopropylethylamine (131 µL, 0.75 mmol, 3 equiv), 4-methoxyaniline (33.9 mg, 0.275 mmol, 1.1 equiv), and Cyrene (1.25 mL, 0.2 M). After 1 h, the reaction mixture was subjected to the purification method outlined in the General Procedure (silica gel, 0-20% EtOAc in petroleum ether) to afford the title compound as a white solid (60.5 mg, 95%). 1 
3m: N-(4-Methoxyphenyl)-4-methylbenzamide
3o: N-((3s,5s,7s)-Adamantan-1-yl)-3-phenylpropanamide
Prepared according to General Procedure A using 3-phenylpropanoic acid (37.5 mg, 0.25 mmol, 1 equiv), HATU (114 mg, 0.3 mmol, 1.2 equiv), N,N-diisopropylethylamine (131 µL, 0.75 mmol, 3 equiv), 1-adamantylamine (41.6 mg, 0.275 mmol, 1.1 equiv), and Cyrene (1.25 mL, 0.2 M). After 1 h, the reaction mixture was diluted with EtOAc (20 mL), and washed with 2 M HCl (2 x 20 mL), sat. solution NaHCO3 (2 x 20 mL), H 2 O (20 mL), and brine (20 mL). The organics were then dried over Na 2 SO 4 and concentrated under reduced pressure to give a residue which was recrystallized from EtOAc/petroleum ether to afford the title compound as a white solid (71.6 mg, quant. 
